AUTHENTICATED
U.S. GOVERNMENT
INFORMATION

GPO

Pt. 60, App. A-7, Meth. 23

3.1.2.3.2 Analysis. Inject a 2 pl sample of
the extract into a gas chromatograph oper-
ated under the following conditions:

Column: 6 ft x Y% in stainless steel con-
taining 10 percent OV-101 on 100/120
Supelcoport.

Carrier Gas: Helium at a rate of 30 ml/min.

Detector: Flame ionization detector oper-
ated at a sensitivity of 4 x10—11 A/mV.

Injection Port Temperature: 250 °C.

Detector Temperature: 305 °C.

Oven Temperature: 30 °C for 4 min; pro-
grammed to rise at 40 °C/min until it
reaches 250 °C; return to 30 °C after 17
minutes.

Compare the results of the analysis to the
results from the reference solution. Prepare
the reference solution by injection 2.5 pl of
methylene chloride into 100 ml of toluene.
This corresponds to 100 ug of methylene chlo-
ride per g of adsorbent. The maximum ac-
ceptable concentration is 1000 pg/g of adsorb-
ent. If the adsorbent exceeds this level, dry-
ing must be continued until the excess meth-
ylene chloride is removed.

3.1.2.4 Storage. The adsorbent must be
used within 4 weeks of cleaning. After clean-
ing, it may be stored in a wide mouth amber
glass container with a Teflon-lined cap or
placed in one of the glass adsorbent modules
tightly sealed with glass stoppers. If
precleaned adsorbent is purchased in sealed
containers, it must be used within 4 weeks
after the seal is broken.

3.1.3 Glass Wool. Cleaned by sequential
immersion in three aliquots of methylene
chloride, dried in a 110 °C oven, and stored in
a methylene chloride-washed glass jar with a
Teflon-lined screw cap.

3.1.4 Water. Deionized distilled and stored
in a methylene chloride-rinsed glass con-
tainer with a Teflon-lined screw cap.

3.1.56 Silica Gel. Indicating type, 6 to 16
mesh. If previously used, dry at 175 °C (350
°F) for two hours. New silica gel may be used
as received. Alternately other types of
desiccants (equivalent or better) may be
used, subject to the approval of the Adminis-
trator.

3.1.6 Chromic Acid Cleaning Solution.
Dissolve 20 g of sodium dichromate in 15 ml
of water, and then carefully add 400 ml of
concentrated sulfuric acid.

3.2 Sample Recovery.

3.2.2 Acetone. Pesticide quality.

3.2.2 Methylene Chloride.
qualtity.

3.2.3 Toluene. Pesticide quality.

3.3 Analysis.

3.3.1 Potassium Hydroxide. ACS grade, 2-
percent (weight/volume) in water.

3.3.2 Sodium Sulfate. Granulated, reagent
grade. Purify prior to use by rinsing with
methylene chloride and oven drying. Store
the cleaned material in a glass container
with a Teflon-lined screw cap.

3.3.3 Sulfuric Acid. Reagent grade.
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3.3.4 Sodium Hydroxide. 1.0 N. Weigh 40 g
of sodium hydroxide into a 1-liter volumetric
flask. Dilute to 1 liter with water.

3.3.5 Hexane. Pesticide grade.

3.3.6 Methylene Chloride. Pesticide grade.

3.3.7 Benzene. Pesticide Grade.

3.3.8 Ethyl Acetate.

3.3.9 Methanol. Pesticide Grade.

3.3.10 Toluene. Pesticide Grade.

3.3.11 Nonane. Pesticide Grade.

3.3.12 Cyclohexane. Pesticide Grade.

3.3.13 Basic Alumina. Activity grade 1,
100-200 mesh. Prior to use, activate the alu-
mina by heating for 16 hours at 130 °C before
use. Store in a desiccator. Pre-activated alu-
mina may be purchased from a supplier and
may be used as received.

3.3.14 Silica Gel. Bio-Sil A, 100200 mesh.
Prior to use, activate the silica gel by heat-
ing for at least 30 minutes at 180 °C. After
cooling, rinse the silica gel sequentially with
methanol and methylene chloride. Heat the
rinsed silica gel at 50 °C for 10 minutes, then
increase the temperature gradually to 180 °C
over 256 minutes and maintain it at this tem-
perature for 90 minutes. Cool at room tem-
perature and store in a glass container with
a Teflon-lined screw cap.

3.3.15 Silica Gel Impregnated with Sul-
furic Acid. Combine 100 g of silica gel with 44
g of concentrated sulfuric acid in a screw
capped glass bottle and agitate thoroughly.
Disperse the solids with a stirring rod until
a uniform mixture is obtained. Store the
mixture in a glass container with a Teflon-
lined screw cap.

3.3.16 Silica Gel Impregnated with Sodium
Hydroxide. Combine 39 g of 1 N sodium hy-
droxide with 100 g of silica gel in a screw
capped glass bottle and agitate thoroughly.
Disperse solids with a stirring rod until a
uniform mixture is obtained. Store the mix-
ture in glass container with a Teflon-lined
Screw cap.

3.3.17 Carbon/Celite. Combine 10.7 g of
AX-21 carbon with 124 g of Celite 545 in a 250-
ml glass bottle with a Teflon-lined screw
cap. Agitate the mixture thoroughly until a
uniform mixture is obtained. Store in the
glass container.

3.3.18 Nitrogen. Ultra high purity.

3.3.19 Hydrogen. Ultra high purity.

3.3.20 Internal Standard Solution. Prepare
a stock standard solution containing the
isotopically labelled PCDD’s and PCDF’s at
the concentrations shown in Table 1 under
the heading ‘‘Internal Standards’ in 10 ml of
nonane.

3.3.21 Surrogate Standard Solution. Pre-
pare a stock standard solution containing
the isotopically labelled PCDD’s and PCDF’s
at the concentrations shown in Table 1 under
the heading ‘“Surrogate Standards’ in 10 ml
of nonane.

3.3.22 Recovery Standard Solution. Pre-
pare a stock standard solution containing
the isotopically labelled PCDD’s and PCDF’s
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at the concentrations shown in Table 1 under
the heading ‘‘Recovery Standards’ in 10 ml
of nonane.

4. Procedure

4.1 Sampling. The complexity of this
method is such that, in order to obtain reli-
able results, testers should be trained and
experienced with the test procedures.

4.1.1 Pretest Preparation.

4.1.1.1 Cleaning Glassware. All glass com-
ponents of the train upstream of and includ-
ing the adsorbent module, shall be cleaned as
described in section 3A of the ‘‘Manual of
Analytical Methods for the Analysis of Pes-
ticides in Human and Environmental Sam-
ples.” Special care shall be devoted to the re-
moval of residual silicone grease sealants on
ground glass connections of used glassware.
Any residue shall be removed by soaking the
glassware for several hours in a chromic acid
cleaning solution prior to cleaning as de-
scribed above.

4.1.1.2 Adsorbent Trap. The traps must be
loaded in a clean area to avoid contamina-
tion. They may not be loaded in the field.
Fill a trap with 20 to 40 g of XAD-2. Follow
the XAD-2 with glass wool and tightly cap
both ends of the trap. Add 100 pl of the surro-
gate standard solution (section 3.3.21) to
each trap.

4.1.1.3 Sample Train. It is suggested that
all components be maintained according to
the procedure described in APTD-0576.

4.1.1.4 Silica Gel. Weigh several 200 to 300
g portions of silica gel in an air tight con-
tainer to the nearest 0.5 g. Record the total
weight of the silica gel plus container, on
each container. As an alternative, the silica
gel may be weighed directly in its impinger
or sampling holder just prior to sampling.

4.1.1.5 Filter. Check each filter against
light for irregularities and flaws or pinhole
leaks. Pack the filters flat in a clean glass
container.

4.1.2 Preliminary Determinations.
as section 4.1.2 of Method 5.

4.1.3 Preparation of Collection Train.

4.1.3.1 During preparation and assembly of
the sampling train, keep all train openings
where contamination can enter, sealed until
just prior to assembly or until sampling is
about to begin.

NOTE: Do not use sealant grease in assem-
bling the train.

4.1.3.2 Place approximately 100 ml of
water in the second and third impingers,
leave the first and fourth impingers empty,
and transfer approximately 200 to 300 g of
preweighed silica gel from its container to
the fifth impinger.

4.1.3.3 Place the silica gel container in a
clean place for later use in the sample recov-
ery. Alternatively, the weight of the silica
gel plus impinger may be determined to the
nearest 0.5 g and recorded.

Same
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4.1.3.4 Assemble the train as shown in Fig-
ure 23-1.

4.1.3.5 Turn on the adsorbent module and
condenser coil recirculating pump and begin
monitoring the adsorbent module gas entry
temperature. Ensure proper sorbent tem-
perature gas entry temperature before pro-
ceeding and before sampling is initiated. It is
extremely important that the XAD-2 adsorb-
ent resin temperature never exceed 50 °C be-
cause thermal decomposition will occur.
During testing, the XAD-2 temperature must
not exceed 20 °C for efficient capture of the
PCDD’s and PCDF’s.

4.1.4 Leak-Check Procedure.
Method 5, section 4.1.4.

4.1.5 Sample Train Operation. Same as
Method 5, section 4.1.5.

4.2 Sample Recovery. Proper cleanup pro-
cedure begins as soon as the probe is re-
moved from the stack at the end of the sam-
pling period. Seal the nozzle end of the sam-
pling probe with Teflon tape or aluminum
foil.

When the probe can be safely handled, wipe
off all external particulate matter near the
tip of the probe. Remove the probe from the
train and close off both ends with aluminum
foil. Seal off the inlet to the train with Tef-
lon tape, a ground glass cap, or aluminum
foil.

Transfer the probe and impinger assembly
to the cleanup area. This area shall be clean
and enclosed so that the chances of losing or
contaminating the sample are minimized.
Smoking, which could contaminate the sam-
ple, shall not be allowed in the cleanup area.

Inspect the train prior to and during dis-
assembly and note any abnormal conditions,
e.g., broken filters, colored impinger liquid,
etc. Treat the samples as follows:

4.2.1 Container No. 1. Either seal the filter
holder or carefully remove the filter from
the filter holder and place it in its identified
container. Use a pair of cleaned tweezers to
handle the filter. If it is necessary to fold the
filter, do so such that the particulate cake is
inside the fold. Carefully transfer to the con-
tainer any particulate matter and filter fi-
bers which adhere to the filter holder gasket,
by using a dry inert bristle brush and a
sharp-edged blade. Seal the container.

4.2.2 Adsorbent Module. Remove the mod-
ule from the train, tightly cap both ends,
label it, cover with aluminum foil, and store
it on ice for transport to the laboratory.

4.2.3 Container No. 2. Quantitatively re-
cover material deposited in the nozzle, probe
transfer lines, the front half of the filter
holder, and the cyclone, if used, first, by
brushing while rinsing three times each with
acetone and then, by rinsing the probe three
times with methylene chloride. Collect all
the rinses in Container No. 2.

Same as
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